LY aall clejall JIKal B duadl) Al Al Laje gilag &l alidials Guldl) auaas
glia () dana 2
dibigl) dralad) — Alamal) 48 — Ay )05 A guas

A
A duall JISEY) By aal) JSaI Cplall tasal daspesg e iy Aulis pad Ajle Wihesilag S Al g o
Slon e (gin Cilbgiadl e Bsama Caily palifiod 1L Lo dishll (e gl o AHS o,
(Uefide 5) sl Ga da 12 elses Jslaall 138 G da 1381 Laysis )€1 (a o 10 3 el o e 25
TRB-5 gz ala) gec aladinly abidas 25 Jolaall 138 aysdgslSll o 10 () s g ¢ Jaly (g)kas

il gy g Linaa (e B Wlaa) Maaal) cluhyy SLaaY) =i cuwd L (30mx0.25mm, 0.25um)
SSIA Uas 8 Gt spleall e IS sl e AR (gylally cpolall 2283 5.7 5 8.3 Jlsa Jalia) dia)
0.998 ¢ St Jlaai¥) ci¥aladd (R2) Lali¥) edlalea culS . il (g dofabi s Soa (400.0 LY 10) e
sl s sl AV asall cilejal) JISET lisKe (e Gl (00 Jala (6 Dl oy e lal) goen A
¥ aall JSEY) ¢( GLC) il aujlall Lihe silag I ¢( Khellin) oulal) :dsalidal) cilalsl)
-(pharmaceutical dosage forms)
glia (abd daaa .3 Galll ale Giay (o duaita dpale dllia

- -

dadia

e i g4y .4,9-Dimethoxy—7-methyl-5H—-furo[3,2—g] [1] benzopyran-5-one s (il
O dall aliae JalaS dsladi) AnlSaY dpdall dilled cod a8y galdl Al @il e Jgiee cO9as Soilsdll
Canilly Aaalil) Lo U Ugh Al Gasge (i) aed LS L (slodall cDlimall 2 50) sl (Spm0 iy (g5l el
153 (il 5 o A5 AL 1) 12 38 (o8] nls (o ool Al 3 Lind ooty i)
ek L [1,2]. Ge gl ye 0I5 (Glely alall g )38) ) alad) apad Sl el £33 Ve
idle il Lihe ilag S aladiuls cpldl auans o5 [3] uil Lsa¥) jgiad (A ey slsd sa Galal) o iyl
(13612] Figal) ashall Jalasl) ([11610] 8yl by Julail ([7-9] 8 1) dalall Wil silag S <[4-6] 1Y)
ilS a3 Lihe silag S5 ([16] (greil) Sl (Dlasl) ([15] Uain¥) Julstl) ([14] (gralilsdll bl
17,1871 . cell) a )




all Jalaally ¢ gyml SleSll Dhaylly dasiagyslilly ¢ dadyl) dial) Lihe slag S ia V) culil) 35 celld aa
Ldhe silag Sy Jladl (g3lall e silag SO basls &3)lie 506 (yalilsal) Qs ¢ i) sl 5 ¢ Jiguial
opesl) L) Sl Lahe gileg S alasiuly Gl saatl B yla aagi Yy ¢ el ddle AL

bl el opls CABIS e ABgiges dapm dnpad At Lihegileg S dipha slaicly gkt ) duball oda Cings
A aeall ATy 4 43)pem 8 cpldll 535

A atll dag plly B!

Galll o (a8l WUay Ggie ((GC) CP-3800 Ll Lihesilay € Slea alaaiuls Ll sl ciluld cupal
saaiall cYsll) Varian technologies INc 4$yd ¢pa «diias (pyf8a3 ae Gilas j¢aks «(FID) CP 3800
Teknokroma capillary column (30mx0.25mm, g (e ($ad 3gac ahrdiul Julasl) Lg);\ .(ngff{y\
2553 Apusty 45503 gy b lismd) dillaey Al sl e il Sae 0.5 ana 24 .0.25um) TRB-S.
vie Al e silag S Slea 08 Bl daps o Bliadl 5 dagie da)3 280 (Bl Bl a5 ¢1:100

Ay J9 disie 420 20 Jaear gie da)3 230 (S ey o5 cBaaly dad Saal ) 8 disie days 130
Aogie d3)3 250 &les B dayy M Al IS digie cilags 10 Jana ol cand) o (33183 5 50d] Lgale clidlag
day2 300 2ie CaslSl B dayy cilandag A28y JS) Je 3 oy culh (385 Jaeen BB LS g il aasdl
(Wil SGE) sy e 1 das 3lall deSae dila caaasiinly A

3] gad)

aigles calig o(aall) Flower Extraction Sari 4$s o (C14H120s, 260.25g/mole),  cplall pég
Aarti Drugs 45,5 («(Caffeine, CgH{oN4O,, 194.19g/mole) S pudlsll 80 5 WS 98.5%
A5 e Wy a3 38 ¢ ulall lasiine W 99.5% aisles calis o(1.S.) (als (g)luaS arsdinlg o(2igll) Limited
ie 25 o ggias ddagime IS 0L Sgal) o gine OIS China S 5 o(Lpsm) Angd) 0l A8 5 o(Lyge) slid
el paen ppmat G aasfuly (Laldll) e A58 (e sl sk gISH el g L cplall e

A jlad) Jallaal)

S Glial) slaall 35 OIS L aysia o€l 5l & cBalal) (o s £S G (glaal) (sl Jolaa yund
COAl (e dnulie LS @Y Gl e Jafgde 5.0 55 sV @lall 31 (lal) Jolae 58 . Jef3de 5.0
Adlae Culy dagie Glays 852 G zsliD Bl Ao e alhe Ol (& dallaal) 038 (35 &5 a5 ol
oo (ool s Sae 400.0 — 10) aball dujliad) Jand) Uillas (ge Alidis cipial (81 e e 5ad) W@l e
Cams A1 (glaall Clnf slan IS 1) Gl g lSIL IS il ool (s e claal 20 3030
578 (OIS Jul gl g ¢Gas Aplaad) daadl dillae el . daefplie s Ka500.0 Jslae IS 8 culh 53855 05
Jalal)

« .

Salaall Aada

Ju’é').&h.n J_}aﬂ\&é)\:\c Jac JPJSUA(J:\S}‘)S:\AO.S) QDJSALMQJE};‘U*M L_g‘)l:uj‘ ‘.—.f\;'bd\ c\.&.}l}[
A Aalos Tassie ) (pld 2 Aalie Aas Tsgie ans) el 3es .l silas S add daliss (il 35 ¢ ypumal
Syaall o Bkl e Jpeanl] (Uefalis Soa 400.0 ~10.0) ol (s 35 Jlia (1.S.) a1l (gl
.(1 d}d,ﬂ\)



(lagiiaall) A aal) JISEY) Bpslaa

Ligisa ¢Gomd) (1o SlaeS uad il il 1 cinda A€ S e cpld o (gt Laji Oyl (035
aoiall it 5 sl (e e 8 b iy cde 10 B Byl Fann Gl ) el (e ke 25 Joles ey
e 10 LY Leans diay in b sl€IL (sl JaSl 8 2 15 5aal Aigeall (358 cilagall aleal damias
Gaana Golsd b e 100 Y aysis sl daliy OS (o do 1 andiy oo 585 sad i) (s Cn )
o B3ee e S (e 5ls e 0.5 G (Busls 1S A3l (glaadl Usbae se ofplis Sa 500.0 e (g5
b ey 5 ill) aanil ANl (g)leall A8 Aalse ) (Al A8 Aalise don Cand bl Gl casanl)
olad) ciliaially aedl) by aladialy cliad) b cplall 5805 Gl

Ll gila g 1)

GLC— caglll & 3yl CaslS aa Lyl ) Ll silay € hadinly Aas Bl sk ) Aulall o3 cdoa
cgomd agac plaxiuls e sileg S Jeadll illee cupal AVl QKA1 3y Al (Al o)) Jissl FID
A3y ciylias s3la adh sels ) ol Bm Ao davays ol laall Slpall sin Jsdy sola pdd psels ) (591 Les
day 20 Joner Dosie day 230 e inay 2 cianly 4283 52l dusha A0 130 Ll Gl B das Janmy
o8 Zled Bm s ) Badyfgia s 10 Jines lgady 3 ¢ 3lan 5 5aal e Lalial o cadyfAgia

JalS Juoill Bingd G ¢ Sylaall Zupll S U silag € il Aol 2 JSA gy Ausia Ay 250
583 5.70 g 200 1.8 80l (glaal) Gades o5 Lo i 8.3 Jlsn my bl (ades 5 LSl

1=,

Eh.

my

RO ol Gsas Ghe Jslae padlial e 23sa3 GLC-FID Gl b 3,00 (RIS aa 6 il Jabia ( 2) JSil)
(G el g A58 Ja 3 GBS Ggiuag Jaf pbaSa 500.0 55 (i) 31N glally Jaf pléssSa 400.0

RASly uldl) 3gang dsladl)
O sl S5 gl e hd ga culall 558 me Galal) Al dalise dlaial o D)) lakds o 235

sus Lohd Al (0.028) 13 s akls (o (N = 5) splaad) iaie sl .defabs S 4005 10
@ld) cinial Ables culS L3Sl AL ()lal) A8 dalis ) il Al Aalise Lus o (R2>0.998)
(1)-dsall b mainse 50 LSy = 0.004% + 0.128
J< dg paall AlShal) e il sie (Sar @A Y1 aall aaas DA e dajikall Akl Lpwlus aud &
slgall 5SS CadSl o (e el 5. 00yat (LOQ ¢ aSll dpasill as) LgineS 0aa%g (LOD 2l 2a) (450
Ao Gilenf Bpie LOQ oS i) aa S5 ¢(S/N) guaall ) LAY & Calenal 25080 Gulsiad o (g3
Aiadlly Finl) oLl Joall slas¥) Gyl Gy a3adll culall (ol as o 225 ((S/N)  mnall ) 5L
Glaall Ghaill 58 Say spleall inie Jue 52 b Gus LOD(43)=AxSy/b il aa ([19.20] IUPAC



slaasll Jgall alasl) el Uy oSl aanill as and WS L Jofphe g Soa 1.50 58 caill Cilalie jona aa adaliall
-JafeheSa 5.00 529 ¢ LOQue10)=Ax Saf b il aa Ly WS Cajay « IUPAC dgiulailly d3a
el B aal) RALS pa dyjrdd) ) LIS lag S aladiualy il aal dgjlall Guldall 2 1) Jsaad
4jlad) ulial Culad)
Oof abs Sia ¢ STl Laguaall  Jasl) Jlaal 10.0- 400.0
S (lal) A Aabiae ) cplad) Al dalise A g A Jaf e (BL5YI) laaiV] Al
o o pbessSalls sl 5815 e (C2dlST))
Rinetinjcatieine = 0-004 Gepein + 0-128

hall Ll Jalas (R) 0-998
bl (glaall Calpaiy) 0-002
Jaf ahesSee (LOD) il as 1.50
o/ 2l s Sae (LOD) ¢ oSl ypanil] as 5.00

Jaually 4341
3.82% (RSD%) (ssiall sl (glanall CaatV1 jolaiy aly . asnldl) dllaall ansill (gylmall Calai¥lg ey i)
e (98.73-102.80%) s)iaall Jasinlf) dns Jiig (2) el 4 mage oo WS dan 48 o Ju Laa
(Ans) Unsumg 282 sl Ayl o (2) Jsand) ore iiady  aidiall (glaall Calai¥) lgacy dally cdaylall dnia
e Ayl S L sileg S dRaplal sl el ) Gl yall (Aaall) Japally 480l g L Allad) diell o siie
coalall SU sl 3 GLC-FID agll) 4 apdall casls

Bshall il Sl Lile silag S Akl aladiuls culddl sasd Jal (e dally daall ((2) Jgaad)
Jof Ay S 2aad) 3S5l RSD

Sealall <l Recovery%
Mean®+S.D. %
def ples S (CEEN )]
(el Cihad¥) Hlasssiall)
10.0 10.28+0.39 3.79 102.80
25.0 25.61+0.82 3.20 102.44
50.0 51.33+1.57 3.06 102.66
100.0 98.73£2.67 2.71 98.73
150.0 148.60+3.61 2.43 99.07
200.0 202.47+4.62 2.28 100.24
250.0 252.87+5.23 2.07 101.15
300.0 303.73+5.95 1.96 101.24
350.0 354.63+6.03 1.70 101.32
400.0 406.20+6.13 1.51 101.55
sisale cluld duad o i adl) Jagia
Gldadatl)
Gaplal Uy CLaaY ) Capal el Ay sl Cmaidl (bl DA (e i ghel) il (305 28 lsal 3

ohl b e sl LS e Jpand) @ cheaaiiadl paen b (lbsiad) Vsl JIKEST Jead)
dapphal) aladinly Wl 4¥asall cyaniondl) 8 cpldd) (sine waat w3 cdslially . glaall iniall alasinly il
:\.'éi)H‘ daa JSj:s 999 ‘(3) d_gd;l\ ‘\3; LRIEN C_‘atuj\ Caag cz\:\a\yw\ QM\ Ee> ‘f [4—6] a:\u‘),d\

4



250) colall Uadgai Gdlegilag € Uabads (3) JSal mumg - lall e Giana Giirua (st 5 s ikl
(def b5 Sae 500) 3855 Al (el agasy Galad) cillagriias (o puanall ayshg Sl (8 (/b S
Opmanl 5 ) il ilian) e ol unnsal) iyl lgde Jpeanll 5 i il o din (38155 ias)
Al o Lae ¢ 95% A8 (ggine ie dphall @l digundll F gt af jolams ol dea yalls da il (sl (e Ledle
Lok n 3 6l agag pae
daasal) Alyhally dajikal) Ayl aladiul (Clhgidall) 48Yamal) guall 8 Galdl) paad ((3) Jgaad)
% Khellin found *+ SD

laal) AV sl il pemaiondl sanl ulall &giall 4l + SD
A el )l oyl Ziybal [4]
(Ws) cula 99-88:0-13 99.21+1.34
ilging e 25 (158 t=1.31
F=1.45
gl o) s 100.03+0.70
A::i/; s 000 100.34+1.60
£=0.48
F=0.03

(6.26) & F dady (2.776) A t dad 95% A& (S5iuna 2ic . Aliius Jallad dsad)®

4 ¢ aibaliy Juad cllyg clagaiadlly alall dlgall & clad) 5ol past] dajes dipla L Cagasall claY) 3g

o3 3 ¢ Mlliy . gAY L) Ghall &lie 5uS dolaily Llae Lhe gy LS cdaili )< Anilaly cdimaa

Gilelgn) LY anal) JICEY) liga e JaIS (51 050 cplal) il giian Sl pianiveal Sisig ) Jalaill dalia dasykal)
LA gilss ol ¢(dilaa dsa

Eh.

m¥

TR, min

dof b 500 555 ( 1S) A Glaally Jaf pbissSia 250 ((Kh) culid) e el (2 dsal (adiu Jabia (3) i)
- Ol Gllagiian o pdana S o) 589 sl

LDl
& ol QS ae Ayl L) Lihe silag S AR aladinly gl g Al alSh 8 cplad) aaas (S
- alaially el algall (e Al A3aS llats allg cdadalle dusbioalle Aaanial ¢ dxnpud) dlanal) GC-FID gl
o sl aaanl B Tan s2m GC-FID aglll b 3yl (RIS we dpnitll Sl Wit gileg S Ayl o3k a3
oo e b sl Ve S0 Blon celsdll Jilat 3 Luageads 35 5yshall diyhll o2 cadl My LAYl JISY)
Sl Ll gilas S Aplal apaailly ool e 5,08ll5 Zallal) A gucadl) Wi a8y (AS1Al) (g)luall) LU (IS
Al ss Auhall a8 (sl Gaalll mile didad e 8yshaall GC-FID (aglll 3 3,0 (RIS aa Lyl



&bl

[1]. Budavari S., 2007-The Merck Index, An Encyclopedia of Chemicals, Drug and
Biologicals, 19" Ed., Merck&Co., Inc., New Jersey, USA.

[2]. Parfitt K., 2007—- Martindale the Complete Drug Reference, 35th Ed. Pharmaceutical
Press, Taun JIMENEZ ton, Massachusetts, USA, Vol. 1.

[3]. France Pharmacopeia, 2004.

[4]. El-Yazigi A., Said S.A., 1980—Khellin Determination in Human Serum And Urine by
High-Performance Liquid Chromatography, Journal of pharmaceutical sciences,
69(12), 1434-1436.

[5]. Abounassif M.A., Gad-Kariem E.A.,Wahbi A.M, 1990- High Performance Liquid
Chromatographic Determination of Khellin, Phenobarbitone and Dipyrone
Combination in Tablets, , Farmaco, 45(4), 465-72.

[6]. El-Domiaty M.M.., 1992-Improved High-Performance Liquid Chromatographic
Determination of Khellin and Visnagin in Ammi Visnaga Fruits and Pharmaceutical
Formulations, Journal of pharmaceutical sciences, volume §81,Issue 5,pages 475-478.

[7]. Karawya M.S., El-Kiey M.A., Sina A., Nour G., 1970- Simultaneous TLC Separation
of Khellin and Visnagin and Their Assay in Ammi Visnaga Fruits , Extracts, and
Formulations, Journal of pharmaceutical sciences, 59(7), 1025-1027.

[8]- Bebawy L.I., EL-Tantawy M.E., EL.Bayoumi A.,1998-Thin Layer = Chromatographic
Scanner Method For The Determination of Some Natural Products in Raw Materials
and Pharmaceutical Preparations, Journal of Liquid Chromatography and Related
Technologies, 21(5), 741-753.

[9]. Prokopenko A.P., Zhukov G.A., Zaitsev V.G., 1968- Quantitative Determination of
Khellin by Thin Layer Chromatography, Pharmaceutical chemistry Journal, volume
2,Number 9,517-518.

[10]. Mawatari K., Mashiko S., Watanabe M., Nakagomi K., 2003- Fluorometric
Determination of Khellin in Human Urine and Serum by High—-Performance Liquid
Chromatography Using Postcolumn Photoirradiation, Anal Sci, 19(7), 1071-1073.

[11]. Abdel-Salam M.A., Abdel-hamid M.E., Mahmoud Z.P., 1985- Spectrofluorimetric
Determination of Khellin and Visnagin in Combination, Analytical Letters, 18(1), 35—
49.

[12]. Ibrahim S.M., Kadry H.A., EL-Olemy M.M., 1979-Use of Acide-Dye Technique in
the Analysis of Natural Products. Ill. Spectrophotometric Microdetermination of

Khellin and Bergapten, Journal Of Natural Products, 42(4),PP 366-373.


http://www.sciencedirect.com/science/journal/07317085

[13]. Abu-shady H., Girgis E.H., 1977- Spectrophotometric Determination of 3-
Dimethylaminomethylkhellin Hydrochloride and Khellin, Journal of pharmaceutical
Sciences, 67(5), 618-621.

[14]. Radi A., 1999-Voltammetric Study of Khellin at a DNA-Coated Carbon Paste
Electrode, Analytica Chimica Acta, 386(1-2), 63-68.

[15]. Burke M.M., Flanagan T.L.,Young R.L., Bailey S.D., Heming A.E., 1952—- Khellin. Part
lll.Polarographic Determination of Khellin in Serum, Journal of American
pharmaceutical Association, 41(7), 379-382.

[16]. Gunaydin K., Erim F.B., 2002-Determination of Khellin and Visnagin in Ammi
Visnaga Fruits by Capillary Electrophoresis, Journal of Chromatography A, 954(1-2),
291-294.

[17]. Said S.A., Babikar K.H., 1981- GLC assay of Khellin in Human Serum and Urine,
Chromatographia, 14(7), 425-427.

[18]. Carlin A., Simmons J.E., EL-Arini S.K., Shiu G.K., 1993—-Determination of Khellin in
Serum by Gas Chromatography, Journal of Chromatography B:Biomedical Sciences
and Applications, 614(2), 324-327.

[19]. LONG G.L., WINEFORDNER J.D., 1983- Limit of Detection. A Closer Look at the
IUPAC Definition, Analytical Chemistry, 55(7), 712A-721A.

[20]. MILLER J.C., MILLER J.N., 1993- Statistical in Analytical Chemistry, 3™ Ed, Ellis
Horwood, Chichester, 119 pp.



